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7 3-3-10/24 
AULHOR: Kretob, A. Ye. 
LITLE; Acylation of Arylsulphamides and N,N-Dichloroaryl 
Sulphamides by Fatty Acid Anhydrides, (Atsilirovaniye 


Arilsul'famidov i N,N-Dikhlorarilsul'famidoy Angidridami 
Kislot Zhirnogo Ryada) 


PERIODICAL: Ukrainskly Khimicheskiy Zhurnal, 1957, Vol. 23, No.3, 
pp. 344-347 (USSR). 


ABSTRACT: Acylation of arylsulphamides by acetic anhydride is 
considerably accelerated in the presence of sulphuric and 
other acids (Réfs.: 1 and 2). A 70-80% yield of acyl 
derivatives of benzene-, toluene- and p-chlorotoluol- 
sulphamides was obtained when H.SO, was present during 
the reaction. ‘The catalytic effect of aluminium chloride 
on the acylation of arylsulphamides and chloramine~8 was 
investigated. The acylation of arylsulphamides in the 
presence of anhydrous aluminium chloride in a solution of 
aromatic hydrocarbons was studied for toluene-, benzene-, 
B-naphthalene- and p-chlorobenzene-sulphamides, In the 
first stage the complex ArSONH.. AlCl, is formed which 


is soluble when heated in excess benzene or chlorobenzene. 
This complex reacts with the acid anhydrides. This 
reaction can be confirmed by analysing the obtained salt 
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Acylation of Arylsulphamides and N,N~Dichloroaryl Sulphamides by 
fatty Acid Anhydrides. 
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and by the separation of 2 molecules of HCl. Although 

the initial stages are more complex in the case of 
N,il-dichloroaryl sulphamides, yet the same end-products 

are obtained. The firat stage of the reaction is carried 
out in a solution which is able to chlorinate the aromatic 
hydrocarbon. As this stagpeqiuimolecular quantities of anhydrous 
aluminium chloride and N,N-dichloroarylsulphamide react 
during cooling and agitation. On analysing the complex 
after distilling of the solvent the first stage of the 
reaction can be represented by the equation: 


eCcH, ALCL, + CgHeSO5NC1, eC HC] + CgHSONH HC1AICL 
The complex can be easily acylated in a benzene solution 
by an equimolecular quantity of acetic anhydride. HCl is 
separated even gt 45 - 50°C, the separation is most effec- . 
tive at 60 - 70°C and is terminated 3 ~- 4 hours after the 
first separation of 1 mole of HCl. Tablel gives the con- 
position of the mixture, the duration of the reaction and 
the yield of HCl and acetylarylsulphamide during the 
acylation of arylsulphamides. ‘The preparation of the 
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Acylation of Arylsulphamides and N,N-Dichloroaryl Sulphamides by 
Fatty Acid Anhydrides. 


complex, of the mixed acetyltoluolsulphamide are described. 
The melting point and nitrogen content in the synthesised 
N-acetylarylsulphamides are given in Table 2. 
N,N-dichlorobenzenesulphamide and arylsulphamides forn, 

in the presence of aluminium Chloride, with fatty acid 
anhydrides the complex aluminium salts of N-acetylaryl- 
Sulphamides with acetic and hydrochloric acid. After 
decomposition with water the N-acetylarylsulphamide is 
formed. A 70 — 85% yield of acyl derivatives is obtained 
when acylation is carried out in the presence of aluminium 
chloride. The, hydrolysis, alcoholysis and acidolysis of 
the complex salts were investigated. There are 2 tables 
and 4 references, 2 of which are Slavic. 


SUBMITI#D: January, 16, 1957. 

ASSOCIATION: Dnepropetrovsk Chemical Technology Institute. 
(Dnepropetrovskiy Khimi ko-Tekhnologicheskiy Institut) 

AVAILABLE; Library of Congress, 

Card 3/3 


oe 


APPROVED FOR RELEASE: Monday, July 31, 2000 CIA-RDP86-00513R000826420( 


"APPROVED FOR RELEASE: Monday, July 31, 2000 CIA-RDP86-00513R000826420 


Purieste wes: PES DSP SEED DAR ENE IP 


SaSE PTET BaGewe REET SER 
wa a SN a 


ACEEY pif. Of 64 


~ERETOV, A.Ye.; SHEVCHENKO, V.1. 


Acylatien of N,N-dichlorarylsulfanides and ar 


anhydrides of aromatic acids, Ukr. khim.chur. 
157.6 


ylsulfamides by 
23 now4:493~495 
(MIRA 10:10) 


1, Dnepropetrovskiy khimlko-tekhnologicheskiy institut, 
(Acylation) (Sulfamide) (Anhydrides) 


APPROVED FOR RELEASE: Monday, July 31, 2000 CIA-RDP86-00513R000826420( 


"APPROVED FOR RELEASE: Monday; duly 31, z090 bani RDP86- 00513R000826420 


pe 


- Propagation ‘of acimothine derivatives. of qrenegulfctelemmewencre 
ajo BocRretoy and BE. A. Abeazhanava OE : 
Fi ee nepropelrGysk | ahate OLiseked Kates. 

“AIC (0.1 wicke} hs 150 ol. OH, treated. 
Bees) hee G.4 mole chhkwaniine-4 is: 5G mi. CHe at 25-— 
30°, thee with 6.0 male Ball, heated Ales, ct 4 steans bath, 
10 ail 1006 TICORE nates, aud the net, kept Lie, yielded 
PRSON: CHIE CE. nts KR? OE ge. uluslly devoinp, of 
bate fing facaic pecking 1 EEN. Fiinating E wvyitl TE.) 2 

— tus, aad allowing Ue Wists te stand Fo diy yceve G2.695 
; FINES. - A sisitar ke Cte with sO NCERCILO g: ave 
Te CH NSOb eo while p-RMer 
ave S25) upange p-Rle NC IQCIG NSOUh, 
ha, “WEL § GF ty (ORGS eal ig ia fil. Calla slowly 
tie: genk wilh Bra aa | PSOE, tient with 2.7 g. Beil aed 
Bs a : eile 444, L.. Stenilurty, frotn the appre. 
ait: AMA YECTN “nese preps 4, -the. 
PCH PEKUR BY CS viel, gad uke oe 

ie ae FE, a, GE, BIEEES 

be & ASM, ses fy if i‘: 


Hes: CHCIES, - 
nis dee a co 


Len 


APPROVED FOR RELEASE: Monday, July 31, 2000 CIA-RDP86-00513R000826420( 


"APPROVED FOR RELEASE: Monday, July 31, 2000 CIA-RDP86-00513R000826420 


mE 


3%, 


PRLORTCR ESATA MES 


O-ditsloanthrucens with ari ag ed . 
brecene with apyi “guttan] ow, 

; RS asdashit (Che 
kar, Gach: 


SOS 

: - edntalied aldchgdex: adja eerie 
Was actually feolited ee Hal 2 . 

reaetiotr Proceeds through 0 1G-Lislae 


* pniltacene,<. 


APPROVED FOR RELEASE: Monday, July 31, 2000 CIA-RDP86-00513R000826420( 


"APPROVED FOR RELEASE: Monday, July 31, 2000 CIA-RDP86-00513R000826420 


Bi abe Bre 


"2: 


SO Nits VI EAS RES Hate ee UES Arete ees FE 
= ta eT ee 


EAS. CRA PT IS BaP AES ES 


KRETOV, A.Ye.; ABRAZHANOVA, Ye.A, 


Preparation of azomethine derivatives of aryl sulfanides, Zhur.obd. 
khim., 27 no.w7:1993-1997 Jl ‘57. (MIRA 10:10) 
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Acylation of arylsulfamides and N,N-dichlorobenzenesulfamide with 
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For the purpose of investipating the chemical proverties cf 
benzenesulfonamides and of their derivatives cyanethylationz... iors 
became very important in recent time. These reactions depend 

on the influence of acrylinitrile upon compounds with a mobile 
hydrogen atom. A number cf sunmarizing articles on cyanethylation 
exist (Ref 2). Actyinitrile can Teact with hydrogen halides, anines 
compounds of malenic acid type ete. Articles on the cyanethyl- 
ation of Carboxylic acids and cf their derivatives {compound 
esters, nitriles, amides} (refs 3) ex.5t ag well. Vhe 

synthetic oa tena te of this reaction were investigated not 

long age, however ey distincetiy show aiready now the 
nossibility of nenetien’ appiicaticn In publications there 

are references to that in tne nydrolysis of tne products of 
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(Dnepropetrovsk Chenical-Technolovical Institute) 
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Kretov, A. Ye., Kremlev, li. H. SOV /79-28-7-49/64 
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The Reaction of the N,N-Dichlorobenzene Sulfanide With Poly- 
halogen Derivatives of Methane.I,(Reaktsiya N,N-dikhlorobenzol- 
aul'fomida s poligalogenproizvodnymi metana.I) 


Zhurnal obshchey khinii, 1958, Vol 28, Ur 7, 
pp. 1950 - 1954 (ussr) 


In the case of a heating of N,N-dichlorobenzene sulfanide 
(futheron called dichloramine B,!) with excess carbon tetra- 
chloride in the presence of AlCl, the authors found a consid- 
erable formation of chlorine ad’ khe formation of benzene 


sulfochloride, which fact points to the participation of CCl ,. 


The experiments with difrerent amounts of dichloramine and ACl 


showed the following results (Table 1): In the reaction of 3 


and 4 moles of dichloramine B with one mole of ACl, in cel, even 


after 30 hours heating dichloramine B remains which did not enter 
reaction. Therefore the authors contented themselves with only 
two ratios between dichloramine and ACl,, viz. 2:1 and 1:4. It 
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had been shown already earlier that the anhydrous AlCl, reacts 


3 
energetically with dichloramine at a ratio of 1:1 amidst 
aromatic hydrocarbons under the formation of an cily conplex 
and an equimolecular amount of chlorinated hydrocarbon. However, 
in the case of equimolecular amounts of dichloramine B and AC, 


and excess col, the dichloramine B and ACl, dissolve completely 


already after half an hour's heating (34-35°). A heavy oil 
accumulates on the bottom which forms chlorine on a further heat- 
ing. Seyides chlorine and benzene sulfochloride also cyanuric 
chloride separates in the reduction. In quantitative respect 

the process can be represented by the following reaction proceso; 
3C¢H,80, NC1l gt5ecl , -~ airs 50, C1+6C1 otf, 3M,Cl,. Two moro 


theoretical and partially Seis considerations concerning 
this subject follow. There are 2 tables and 7 references, 3 
of which are Soviet, 
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The Keaction of the N,N-Dichlorobenzene Sulfazide With sov¥/79-28-7-29/64 
Polyhalogen Derivatives of Methane.I. 


ASSOCIATION: Dnepropetrovakiy khimiko- tekhnologicheskiy institut (Dnepro- 
petrovsk Chemical and Technical Institute) 


SUBMITTED ; June 6, 1957 


1. Dichlorobenzene sulfamide~-Chemical reactions 2. Halogen compounds - 
--Chemical reactions 3, Methanes~~Chemical reactions 4. Aluminum ; 
chlorides--Chemical effects 
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AUTHORS: Kretov, A. Ye., Krenlev, MH. 4, 80V/79-28-7-50/64 


TITLE: The Reuse ton. ‘of N,N-Dichlorobenzene Sulfamide With Polyhaloen 


Derivatives of Methane. II.(Reaktsiya N,N-dikhlorobenzolsul'~- 
famida s poligalogenproizvodnymi nis Eandc tT) 


PERIODICAL: Zhurnal obshchey khimii, 1958, Vol 26, Nr 7, 
pp 1954 - 1957 (USSR) 


ABSTRACT}. After the first publication (Ref 1) the authors expected that 
the N,N-dichlorobenzene sulfamide would also react with other 
polyhalogen derivatives of methane in the presence of AlCl 


in similar cases, in order to investigate this in detail they 
added chloropicrin} and chloroform. The chloropicrin was taken 
in excess quantities as it had to be reagent and medium at tho 
same time, the sulfamide and AlCl, however, were taken in 


equimolecular quantities. Right in the beginning of the reaction 

the mixture becomes warm and starts a considerable formation 

of chlorine and C1ICN; it was, however, found that on the action 
Card 1/3 of AlCl, no decomposition of chloropicrin. according to the 
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The Reaction of N,N-Dichlorobenzene Sulfamide With S0v/79-268-7-50/64 
Polynalogen Derivatives of Mcthane.II. 


reaction CC1 NO, —? COC1L,+C1NO takes place, as this reaction 


only begins at the boiling point when chloropicrin is heated 
with AlCl,. In the case of Alc, being added to chioropicrir 


no chlorine formed. However on a further addition of dichloro- 
amine B(=N,N-dichlorobenzene sulfamide) an immediate foraation 
of eiloeane and C1NO,, began. In the case of a heating to 30° 


the chlorine fee becones turbulent and a heavy yellow 

oil is formed. It was experimentally found that in the reaction 
of chloropicrin with dichloroamine B the separation of C1CN by 
condensation in the liquid state is beyond any doubt. Benzoyl 
chloride in great amounts and cyanuric chloridein smail amounts 
were the products of side reactions. According tothe amounts of 
chlorine and cyanogen chloride found the reactiv.: must take 
place in tine following way: 

30 6H, SO,NC1,+30C1,NO, -_> 3CcH, SO, C1+C 3,01 ,+301,+3C1N0, - The 


reaction with chloroforn, nai of dichloranine, takes a 
similar course. The mechanism of the reactions takes obviously 
Card 2/3 place through the free radicals, which fuct could be further 
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The Reaction of N,'-Dichlorobenzene Sulfamide With SOV /79-28-7-50/64 
Polyhalogen Derivatives of Hethane.II, 


proved by other reactions. There ure 2 tables and 2 references, 
2 of which are Soviet. 


ASSOCIATION: Dnepropetrovskiy khimiko-tekhnologicheskiy institut (Dnepro- 
petrovak Chemical and Technical Institute) 


SUBMITTED; July 1, 1957 


1. Dichlorobenzene sulfamide~-Chemical reactions 2. Halogen 
compounds--Chemical reactions 3. Methanes--Chemical reactions 
4. Aluminum chlorides--Chemical effects 
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AUTHORS: Kretov, Ae Yes Abraznanova, fe. 4. SOU / Tue 28-icn 7: 
/ 
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TITLE: On the Reaction of Aryl Sulfanides With Propylene Oxide 


(0 reaktsii earileul'famidoy s okis'yu propilens) 


PERIODICAL: Zhurnal obshchey khinii, 1998) Vol 28, tir 10, 
pp 2779 - 2782 (USSR) 


ABSTRACT: Ethylene oxide found widespread use as raw material 
for many products used as solvents (Ref 1), plastifiers, 
vyarnisnes (Refs 2,3), in ammunition and medical 
preparation industries. The reactions of propylene 
oxide with aryl sulfamides are investi-ated. Jonson 
(Dzhonson) (Ref 5) already carricd out the reaction of 
styrene oxide with p-toluane sulfanides, “nd separated 
two products: 
C eH. C,H, 


ie | 
7 9 } q -f A 
cH?) S0,NHCH —CH,OH and od? 50,1 (CH-GH, OH) » 


The propenyl oxide was reacted by the authors with bencene-y 


p-chlorobenzene- and p-toluene sulfamide. Based on the 
Card 1/3 general scheme qt could be assuied tint the reaction 
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takes pluce in two steps so that tne mono or di- 
substituted aryl sulfamides were to be expected 
(Reaction Scheme (7) and (2)). In the reaction under 
high pressure and with caustic sod: as catulyst in 
which tne authors proc. :ded from bennene suifanide 
the N-@-hydroxy isop: vpyl benzene sulfanide (Ij was 
obtained as main product. Then using p-toluenc- and 
p-chloro benzene gulfanide the reacsien takes a 
according to the scheves (1) and (2) uncer the f 
of substituted amides. The sirupy Ui-B-nydroxy iso- 
propyl-aryl sulfamides (Formulae (a)) were purified in 
form of their crystalline sodium derivatives (with 
sone molecules erystal water). The N-f, Bp! -dibydrory 
diisopropyl-aryl sulfanides (5) are of erystailine 
nature. The nalogenation and acylation of the hydroxyl 
groups was carried out to prove the structure of the 

. products obtained. Eight ary sulfcmide derivatives 
not described in publications were synthesized and 
characterized, There are i, peferences, 1 of which is 
Soviet. 
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Kretov, Ae Lees Tikhonova, G- V. gov /79-26- 10-37 /69 
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N-Aryl sulfamide Derivatives of Diethenol Amine (H- 
erilsul'fanidnyye proizvodnyye dictanolemine 


gnurnal obsneney thimii, 1958s Yol 20, Nir 101 
pp 2808 - 2812 (USER) 


In contrast to the substituted etnanol aniness tne 

aryl sulfamide derivatives of tne mono and diot: anol 

amines are almost not {nvestin-ted @ all. The 

present paper Was carried out to investignte the oyu 

thesis and the propertios of these Compounds first of 

all of the compounds from dietharol amine and aryl 
gulfochlorides 

jy$0,C1+2HN (CHCH OH) 9 — 4x50, OH 6% ,0H) grHCLE CHR Q78) 


The finel products of this reuction, tdi N-di-B-aydroxy 
ethyl aryl sulfanices and their derivatives, were 

used in form of their esters, just as th esters of 

the Neal ky 1l-N-B-hyAroxry ethyl eryl sulfanides 4s waxes 
and plostifiers a7e used (Refs 1,2). Tne sulfanides 

of this type hitherto obtained qiffer in many 4 respect 
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from those synthesized by the authors. They syn- 
thesized 10 I, N-di-B-hydroxy etnyl aryl gulfanides: 
ArSO,l!(CH,CH,0H) (sce expressions for Ar in scheme 2). 


The synthesis of the Aietbanol amine derivatives 

of the aryl gulfanices proceeding from equal mole 
amounts of dietheanol amine and aryl gulfochloride 

in the presence of pyridine according to the well-known 
reaction (Refs 1,5) fabled. Only the N,W-di-@-hydroxy 
ethyl-B-naphths smne culfemide was in this case obtained 
in a yield of 25,2 The rest of the compounds were 
synthesized according to a new metnod. It consisted 

in the reaction of tne double amount of diethanol 
amine with the corresponding aryl sulfo chloride in 
the absence of bases in e 5 hours pbeiling in o-xylol. 
The N,N-di-B-hydroxy ethyl aryl gulf.mides are easily 
obtained in pure state, depending on the solvent. 


re Their structure was proved by the synthesis of their 
chlorides and promides. Tne experinental part and 
scheme 3 give information of tne halogen derivatives of 
card 2/3 the N,N-di-p-hydroxy ethyl aryl sulfemides. There are 6 
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AUTHORS: kretov, A. Ye, Tikhonova, G. ¥. $0V/79-29-2-12/74 
TITLE: N-Aryl Sulfamide Derivatives of Monoethanol Anins (N-Aril- 
sul'famidnyye proizvodnyye monoe tanolamina) 


PERIODICAL: Zhurnai obshchey khimii, 1959, Vol 29, Nr 2, PP 412-475 (ussR) 


ABSTRACT: The synthesie of the new N,p-oxyethylaryl sulfamidea and their 
derivatives is nct only of theoretical but aso of practical 
importance (insecto- fungicidal activity). Contrarily to the al- 

ready known sulfamide syntheses, in the work under review the 
authors used the method which they had earlier worked sut for the 
aynthesis of N,N-di-B-oxyethylaryl eulfamides (Ref 9): 


ArSO,C1+2NH,CH)CH,OH —_ Ar50,NHCH,CH,OH+HC1].HNCH,CH,0E- The 


corresponding aryl sulfochloride and monoethanol] amine were heat- 
ed for 5 hours on the reflux condenser in an o-xyiene or benzene 
golution (Table 1). A part of the compounds obtained in eyrup 
form did not crystallize. They are all easily soluble in alkali 
lyes, acetone and alcohol, more difficultly in benzene and dif- 
ficultly soluble in water. For the purpose of investigating the 
chemical properties of N,B-oxyethylary1l sulfamides, the authore 
prepared sodium salts, chlorides and N-butyl or N-bensy!} sub- 
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ASSOCIATION; 


SUBMITTED; 
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stituted compounds. The synthesized N-B-oxyethylary! sulfamide 
derivatives are specified in tables 2 and 3. All N,B-chloro- 
ethylaryl sulfamides are of a erystalline nature. Their solving 
conditions are given. All N-butyl and N-benzyl-N-§-oxyethylaryl 
sulfamides are transparent, syrup-like liquids. There are 

3 tables and 9 references, 3 of which are Soviet, 


Dnepropetrovakiy khimiko- tekhnologicheskiy institut 
(Dnepropetrovsk Chemico- technological Institute) 


December 30, 1957 
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AUTHORS: Lavrishchev, V. A., Plakidin, Val. L., 8/153/60/003/01/034/c58 
Kretov, A. Ye: BO11/BOO5 
ne a = a eS. 
TITLE: Production of Amino Compounds by Interaction of Aromatic Halogen 


Derivatives|With Molten Urea 4 


PERIODICAL: Izvestiya vysshikh uchebnykh zavedeniy. Khimiya i khimicheskaya 
tekhnologiya, 1960, Vol 3, Nr 1, pp 127-129 (USSR) 


TEXT: The authors state that the halogen atom in aromatic halogen derivatives 

during their fusion with urea is substituted by the amino group smoothly and 

with high yields. This applies to derivatives containing a nitro-, aulfanida-, _° 
alkylaulfonic, or arylsulfonic group in o- or p-position with respect to the a 
halogen atom. The authors had proved previously that under these circumstances 

the halogen in o- and p-nitrochlorobenzene is not substituted at normal pressure, 
even at 250° (confirmed by Ref 4). A similar reaction proceeds with 2,4-dinitro- 
chlorobenzene smoothly and with a high yield. The reaction with 2-chloro-5-nitroe 
phenyl-N-methylsulfamide took place with a somewhat lower yield (69% instead of 
83%). The substitution under review ia not possible with halogen derivatives 
having only one sulfonio or sulfamido group in o- or p-position with respect to 
the chlorine atom. The results show that under the given circumstances the 
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Production of Amino Compounds by Interaction of 8/153/60/003/01/034/058 
Aromatic Halogen Derivatives With Molten Urea B011/B005 


halogen in the ring becomes only movable under the influence of at least 2 strong 
electron-acceptor substituents. They may be 2 nitro-, or one nitro- and one 
sulfonic or sulfonamide group. The reaction does not start below 180°, and 
proceeds very quickly, sometimes with a vigorous generation of gas. From the 
mixture of reaction products, cyanuric acid is also obtained, which forma in the 
thermal decomposition of urea. There are 1 table and 9 references, 1 of which is 
Soviet. 


ASSOCIATION: Dnepropetrovekiy khimiko-tekhnologicheskiy institut im. F. E. 
Dzerzhinskogo (Dnepropetrovsk Institute of Chemical Technology 
imeni F. E. Dzerzhinskiy) Rubezhanskiy ai nauchno- 

resets sats Taogs insti tuta organicheskikh poluproduktov i 
krasiteley im. K. Ye. Voroshilova (Rubezhnoye Branch of the 
Scientific Research Institute of Organic Semiproducts and Dyes 
imeni K. Ye. Voroshilov) Kafedra organicheskoy khimii (Chair of 
Organic Chemistry 


SUBMITTED: March 7, 1959 
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3 Soviet. The U.S. and U.K. xr 
Short, Glading, J. Chem, soe., Ll ne 
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B001/B002 hy 
AUTHORS : Kretov, A. Ye., Abrazhanova, Ye. A. 
OnE 
TITLE: Acylation of Arene Sulfamides|With Esters of Acetoacetic Acid 


and Its Substituted Compounds 
PERIODICAL: Zhurnal obshchey khimii, 1960, Vol. 30, No. 4, pp. 1243 - 1245 


TEXT: In addition to the papers of Refs. 1,2, the authora investigated the 
reactions of alkali salts of arene sulfamides on the one hand, with esters ee 
of acetoacetic acid and its substituted compounds on the other. The initial —— 
substances were benzene-, p-chloro, p-toluene sulfamide and the esters of 
acetoacetic acid, and of chloro-, ethyl-, dichloro-, and diethylaceto~ 
acetic acid. Under the participation of a mobile hydrogen of the methylene 
group of the ester in the reaction, the latter proved to take place under 
the development of the corresponding enolate: 
ArSO,NHNa + CH COCHXCOOEt —p pr —> CH, C==CXCOOEt 

2 3 “Ar ghho 3} 


X= H, Cl, CoH,. ONa 
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Acylation of Arene Sulfamides With Esters of Aceto- S/079/60/030/04/42/080 
acetic Acid and Ita Substituted Compounds B001/B002 


If no mobile hydrogen is present, the ester group enters into reaction: 
ArSO.NHNa + CH,COC1_COOEt— ayy ArSO,NHCOCC1,COCH,. The reaction took place 


in boiling, non-aqueous methanol. Due to the hydrolysis taking place 
readily, it was not possible to separate the final product in the pure 
state. The hydrolysis takes place in neutral and alkaline media, under the 
formation of arene sulfamides according to the following scheme: 


+ HOH 
Ar80,NHCOCC1,COCH, — H,COCCL, COOH» ATS0,NHy and in organic acids we 


according to a different scheme. Thus the following compounds were 
synthesized: N-dichloroacetylbenzene sulfamide, N-dichloroacetyl-p-toluene 
sulfamide, N-dichloroacetyl-p-chlorobenzene sulfamide. These are colorless, 
crystalline products which are soluble in hot water and benzene, and which 
may be titrated with phenolphthalein in an alcoholic solution at a low 
temperature. There are 2 references, 1 of which is Soviet. 


ASSOCIATION: Dnepropetrovskiy khimiko-tekhnologicheskiy institut 
(Dnepropetrovsk Institute of Chemical Technology) 


SUBMITTED: April 20, 1959 
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2 D ro 2205 8/079/60/030/006/019/033/XX 
3 3G! B001/B055 
AUTHORS - Kretov, A. Ye and Matveyev. I. S. 
TITLE: V. Reaction of cyanamide With Ethylene Oxide! 


PERIODICAL: Zhurnal obshchey khimii, 1960, Vol. 30, No. 6, pp. 1837-1841 


TEXT: Basing on three American patents (1-3) and Refs. 4-8, the authors 
inve:tigated the reaction of cyanamide with excess ethylene oxide in an 
autoclave with mechanical stirring at comparatively low temperatures 
(60-65°C). with and without a solvent. Mixtures of 2 imino-oxazolidine 
ierivatives were furmed in all cases. The separation of the substances in 
the mixture by fractional distillation was not possible since its composi- 
tion changed on heating. At 200°C in a vacuum, only 35-40% of the initial 
product is distilled off, the remainder gives off ammonia and turns into 
a solid resinous mass. The mixture was separated chromatographically on 
potato starch as anadsorbent and with chloroform. acetone, and methanol 
as solvents. The following compounds were separated and identified: 
2-imino.3-@-hydroxy-ethyl-oxazolidine-1.3 (I). 2-N-6-hydroxy-ethyl-imino- 
3-[:-hydroxy-ethyl-oxazolidine-1, 3 (IL), 2-N-3-hydroxy-ethyl-imino-3- 
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V. Reaction of Cyanamide With Ethylene Oxide $/079/60/030/006/019/033/XX 
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\5' nydzoxy 3’-oxa-pentyl)-oxazolidine-1,3 (III). The composition and 
sSautanrTs are given in a table. All compounds are easily soluble in water 
and alcohcl, moderately soluble in benzene, and insoluble in ether. Above 
- 190% they gradually decompose. Their structure was verified by hydrolysis 
of thel: athers with an alkali hydroxide solution. The cyclic structure 
cf the firsat-mentioned compound is demonstrated by the existence of a 
methoxy grcup in its methylation product (IV). The hydrolysis of the ether 
gives kK ,00,. methyl amine, and 6 -methoxy-f!-hydroxy-diethyl amine (V), 


thus indicating an imine atructure. Hydrolysis of the dimethyl ether of 
the o#:ond compound (II) leads to compounds (V), (VII), and K,CO,, thua 


aiso ind: cating an imine structure. Hydrolysis of the dimethyl ether of 
the third compound (VIII) yields (VII) and (IX)(imino form). There are 1 
table and 8 references: 1 Soviet, 4 German, and 3 US. 


ASSOCIATION, Dnepropetrovakiy khimiko-tekhnologicheakiy institut 
(Dnepropetrovsk Institute of Chemical Technology) 
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Exhaustive chlerination of methyl groups of xylenes, 
khim. 30 no.9:3019-3024 S '60, 


1. Dnepropetrovskiy khimiko-teknologicheskiy institut ineni FE, 
Dzerzhinskogo. 


Zhur. ob. 
(MIRA 13:9) 
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8/019/60/030/009/020/022/ xx 
B001/B066 


AUTHORS: Kretov, A. Ye. and Matveyev, I, § 
et 
‘ 4 
TITLE: Synthesis of Amino Alechoig\Fron Derivatives of Oxazoline | 
and Oxazolidine. VII. OT 


PERIODICAL: Zhurnal obshchey khimii, 1960, Vol. 30, No 9, 
pp. 3024 - 3028 


TEXT: Amino alcohols of the aliphatic and aliphatic-aromatic seri¢s, 
which are of considerable practical importance, can be synthesized 
from hardly accessible raw materials, or result as end products in low 
yield. Particularly complicated is the synthesis of aliphatic-aromatic 
amino alcohols (Ref, 3), The authors devised various methcds for the 
synthesis of amino alcohols of both series, which are based on saponi- 
fication of oxazoline and oxazolidine derivatives. The corresponding 
substituted oxazolines and oxazolidines are saponified with a 12% 
methanol solution of potassium hydroxide and heated on @ boiling water 
bath for 45 - 60 min. Methanol is distilled from the reaction mixture, 
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Synthesis of Amino Alcohols From Derivati- 3/079 /60/030/009/020/022/xx 
ves of Cxazoline and Oxazolidine. VII. B001/B066 


and along with it also the ammonia which is titrated with O.!  hydro- 
chloric acid. The resultant potassium carbonate 1s separated by 
filtration, dissolved in water, and converted to barium carbonate by 
means of barium hydroxide. In pure condition the amine alcohols are 
obtained by fractional vacuum distillation The primary and secondary 
amino alcohols synthesized are given in Table 1. The oxazoline = 
derivatives obtained from styrene oxide and cyanamide are saponified 

with 50% aqueous potassium hydroxyl solution by heating for 5-6 hours 

on a sand bath. The mixture of the amines forms a viscous matter 

floating on the liquid. The aqueous solution is decanted, and the 
carbonate is precipitated with barium hydroxide as barium carbonate ~ 
The resultant amines are separated by chromatography (with silica ge!) 
Benzene, chloroform, and acetone served as solvents Silica gei and the 
mixture to be separated are taken in a ratio of 1 : 15 The nitrogen 
content of the primary amino alcohols is determined by Kjeldahl's 

method There are 2 tables and 3 references. 
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Chlorination of anthracene by N,l-dichlcrophenylsulfanide. Zhur, 
ob. khim. 30 no.9:3028-3031 S '60, (MIRA 13:9) 


1. Dnepropetrovekiy khimiko-tekhnologicheskiy institut, 
(Anthracene) (Sulfanide) 
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LAVRISHCHEV, V.A.; PLAKIDIN, Val. L, ; KRETOV, A.Ye. 


Interaction of alkoxy and aryloxy derivatives of the aromatic series 
with fused urea. Zhur. ob. khin., 30 no.9:3064-3072 S '60, 
(MIRA 13:9) 


1. Dnepropetrovskiy khimiko-telmologicheskiy institut 4 Rubezhanskiy 
filial Nauchno-issledovatel'skogo instituta organicheskikh 
poluproduktov 41 krasiteley. 
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AUTHOIN : 
TIPLE: Reber Comment bong. Cyancethylation of Polveyelie 


Hydrachnebons 


PERIODICAL: Zhurnal prikladnoy khimli£, 1960, Vol 335. NPS, 
pp TAA-746 (uss SR) 


ABSTRACT: A simple method of cyanouthylation ls given for 


obtalning an anthracene adduct tn high yield, and for 
Jts conversion into acid, amide, and esters, 


TN 
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Acrylonitrile was added in small portions during a 
. 2-hr period to a bollins, mixture of anthracene: snd 
Card 1/3 ‘teebte anhydride; bolling was continued for 22 hie. 
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The excesg acrylonitrile and acetle anhydride Was dig- 
Ullled under vacuum, the residue poured into water at 
&0~JO C, and cooled to room temperature, ‘The oll 
accumulated on the Burface erystallized into a hard mass Ki 
which was dried, pulverized, and recrystallised from , 
methanol. Yield of the adduct after one erystallization 
was 80-85%, mp 113-115? Gs aftep triple crystallization, 
mp 122° GC. The adduct was converted into the corres~- 
ponding acid by bolling 1t for 5-6 hr ina saturated 
solution of KoH in e-methyl~butanol, distilling the 
alcohol, dissolving the residue in a 3mall amount 
Of water, filtering, and precipitating the acid with 
concentrated HCl (yleld 80%; mp 186 C). The amide 
of the adduct was obtained on heating a mixture of the 
jatter, 12% hydrogen peroxide, 95% ethanol, and 
aquecus NaOH solution (yield 78-80%; mp 238,5° oh. 
Methyl ester of the adduct was obtained on heating 
the latter in methanol and concentrated sulfuric acid 
Card 2/3 (yleld 604; mp 115-116° c, from methanol). Butyl 
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Ceber wos Obtublned glnidardy when ¢ butane 

7 ; a P : ce $e 4 +e ‘ uu i= ul tet a 5 oe 
(O-(5%s mp H&-hye i) Whois: fo dl hie 
poe ees 2 US. 2 German, Lb BPeench, v Jupunese, 
The U.S. rererences are: U.S. Pat. 164 50950 (1927); 
U.S. Pat. 1620807 (1927). ‘ 
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8/080/60/033/04/37/045 
AUTHORS; Plakidin, V1.L., Kretov, A.Ye, 
TITLE: The Production of Acenaphthenex jinone 


PERIODICAL: Zhurnal prikladnoy khimii, 1960, Vol 33, Nr 4, pp 968 - 971 


TEXT: A new method was developed for the production of acenaphthenequinone 
based on the formation of acenaphthenequinonemonooxime from acenaphthene and sodium 
nitrite in the presence of aqueous hydrochloric acid in a triethyleneglycol solution, 
The reaction is started by nitosyl chloride which is formed by the interaction of 
nitrous acid with hydrogen chloride, The second stage of the reaction consists in the 
saponification of acenaphthenequinonemonooxime by a solution of sulfuric acid in the 
presence of formalin, After the end of the saponification commercial acenaphthene- 
quinone is obtained and then purified through a bisulfite compound which is formed dur 
heating with 10 - 11%-solution of sodium bisulfite at a temperature of 100 - 102°C, Th 
bisulfite compound 1s decomposed by a soda solution and the purified acenaphthenequinone 
is obtained with e melting point not lower than 254°C, The yield of acenaphthenequinone 
1s 75 - 8% of the theoretical. All solvents which do not contain hydroxyl groups can 
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The Production of Acenaphthenequinone 8/080/60/033/04/37/045 


not be used for the synthesis of acenaphthenequinonemonooxime, Among the hydroxyl- 
containing solvents the best results were obtained with triethyleneglycol, Metal 


filings of copper, aluminum, iron, and stainless steel reduce the yield of acenaphthene-~ 
quinone considerably, 


There are: 2 tables and 6 references, 3 of which are Soviet and 3 German. 
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Synthesis and study of tinorens derivatives. Zhur. prikl. khin. 
33 noe932148~-2151 S '60. (MIRA 13:10). 
(Fluorene) 


Bree eG a 


APPROVED FOR RELEASE: Monday, July 31, 2000 CIA-RDP86-00513R000826420( 


"APPROVED FOR RELEASE: Mondey July 31, ao” CIA- RDESO: pose shonoeeera0 


LRAT ARS 


Pe eee on eae ozs 
D216/D30 


AUTHORS : Kretov, A.Ye., Silin, N.F., Korchagina, A lM., 
“Tokshin, G.B., and Kitaina, S.N. 


Titbhs mee synthesis of terephthalic acid by chloromethy- 
ration of the products of arometic hydrotzarhons 


— 


PERTODICALs Star 
2429 


v4 
ae] 


nui prikladnoy khimii, ve 33, now 10, 1960, 
= 2349 


PREXT: The eutkors studied the synthesis ot terephthalic acid from 
task wens and tts homologues by chioromethyletion,. This cthloromethy- 
iavtion 18 widely used in organic aynthesis, being a typical elec- 
*rophiliic substivution reaction along following scheme: 


CH.O + TCL — CH; OH - Ci, ArH - CH,OH + C17 3 ArCH,0H + HCl, 


ArCH,0H + HCi —-4 ArCH,C2 + H.C. 


The AU UhOES » by increasing ‘ne temperature of the reaction by 20°C, 
CtS 70.750) achieved the cut in synthesis time to 12 hours while 
Card 1/4 
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The synthesis of wc. Dei6/D306 

still retaining the yields of I. Nazarov and A. Semenovsakiy (Ref. 

2ls DAN SSSR, 12, 1437, 195¢€). inerease in yieid of isomeric = 
? 


The 

changing the proportions of toluene 
feld of 82.5 % was obtained with the 
formaldehyde content of 95 % of toluene giving a molur proportion 
or toluene and Sormaidehyde of 2:1 (formaldehyde was used in form 
of 40 % formalin). On the chioromethylation of ethyl benzene at 76- 
75°C for 25 heurg a maximum yield of ethyi benzyl chioriéde of 90 % 
(on ethyl benzene used) was obtained with a proportion 1:1 of ethyl 
benzene-formaldehyde. The optiaum yieid of iso-propylbenzyl chlori- 
de was 80 % on the cumene used and with &@ proportion of cumene:for- 
maldehyde of 3:1, temperature 70-75°C, time 25 hours. The authors 
Studied the oxidation of itsemeric xylolchlorides with dilute (10 %) 
nitric acid with an optimum yield of toluic acids, of 89 % for pe-~ 
riods of 17-18 hours. Later, in connection with the discovery of 
nitroproducts, the concentration of acid was cut down to 7-5 @ and 
the times to 12-19 hours. The yield obtained was 8& 4 On oxidation 
of igso-propyl benzyl chloride, besides isc-propyl benzoic acid, 
whose yicid waa up to 60 %, 204 of a product was obtained which 
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Was insoluble in 4a soda solution and which ecened to be a tert 
alcaonel. The fractional presipitation of toluic acids was also 
4960 a$ a mecng of separation, ty removing HECi iron the suliat: 
“PY sodium saite. u-+toluit acid was obtained with a yield of 22.7% 4 
aud melting point 27 - 1789C, o-tolule arid wich a yiela ci 40° 
and a melting point 45 - 99°, Dicarbonic acids were aiso obts1- 
ned with high melting points and a yieid of 19.5 4. Technisai J 
rature Z1ives various methods of estcrificsation cf terephthalic 
acid, tut the authors obtained dimethyl terevhthalate by esterifi- 
ci.tion of tae acid with a large excess of methanol (48 mlz. 74 4 ¢. 
Of atid) and in the presence of concentrated sulphuric acid. This 
PrOdue proved unsuitulle for transesterification. BEsterification 

Of dQicarbinis actas in tne presence of hydrorven chloride yielded 

90 ia Ae dimethylterevhtnalate wnich did not darken on heating to \ 
250°C, Purtner purification waa achieved by duuo.e distiliacion = 
under Cu,. Thu product obtained gave a melting point of 141° Cc, 


ess with the reguired standard. There *e¢ 4 tables, i gi- 
gare and 3° referencess 6 Soviet-bloc anda 26 none — viet-bloc. 
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8/080/65/033/020/022/029 
The synthesis of ... DZ16/D306 


The 4 most recent referenzea to the English-ia:.fuajte publications 
read as follows: Chem. Trade J., 144%, 3717, 564, 1358; J. Beng- 
strom, J. Org. Chem., 23, 242, eA Khasim: to, Ono Knapakhama, 
seg J. Chem. Soc. Jasan fInd. oe 1.46, i356; Am. pat 2766280 
a 2. v 
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Reactions of cyanamide with organic acids. Izv.vys.ucheb.2av.; 
khim,i khim, tekh. 4 no.1:84: 86 ‘61. (MIRA 14:6) 


a 


1, Dnepropetrovskiy khimiko--tekhnologicheskiy institut, kafedra 


organicheskoy khimii, 
(Cyanamide) (Acids, Organic) 
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“‘Reastion of cyanarnide with propylene oxide in an arta rediun. 
Tevevyseucheb.zov.skhin.i khim.telkh. 4 no.32423+425 '6 
(MIRA yao) 
1. Dnoprepetrovokty !:hinito-tekhnologicheskiy institut imeni 
Fy. Daerzhinskogo, kafedra organichaskey khinii, 
(Cyanamide) 
(Propylene oxide) 
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8/081/62/000/021/026/069 
B117/B101 


AUTHORS : Matveyev, I. S., Kretov, A. Ye. 


TITLE: Synthesis of nitrogenous Compounds from propylene oxide and 
cyanamide and their reactions. 3 . 


PERIODICAL: Referativnyy zhurnal. . Khimiya, no. 21, 1962, 187 - 188, 
abstract 21Zh190 (Nauchn. tr. Dnepropetr. khim.-tekhnol. 


in-t. no. 12, part 2, 1961, 11-17) 
TEXT: Propylene oxide was proved to react with NH, CN according to 


Krasuskiy's rule by forming a mixture of 2-imino-1,}-oxazolidine deriva- 
tives. 0.369 mole of NH,CN, 0.862 mole of propylene oxide, and 50 mg of 


Ca(OH), are kept in an autoclave for 3 hrs at 65 - 75°C, the mixture being 


stirred every 30 - 40 min for 3 - 5 min. Thus a mixture (A) is obtained 
ina yield of 93 « 97%. Using 225 ml CoH (120 ~ 140°C, 3 hre, 10 - 12 atm) 


the yield is 90 - 92%. 11 & of A is dissolved in dioxane or acetone, 
NH(CN)., is separated, the solvent is distilled off, and 25 ml of CHCl, 1s 
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3/081/62/000/021/026/069 
Synthesia of nitrogenous compounds... B117/B101 


added to the residue. The solution, which is separable after 48 hrs, is 
boiled down to one-fourth its volume and is examined by chromatography on 
silica gel (column, 65 times 1 ems ratio of silica gel to A «# 7:1). The 
following compounds are washed out as viscous liquidss 1.1 g of 2-N-js- 
hy droxypropyl=3-(2',4'-dimethy1~-3-oxa~6 '~hydroxypenty] )~5-methyl-1,3-oxa+ 

er 20 20 ; 
zolidine, C,H 6Ny0, (I), Ny 144840, do, 1.0986, using 100 ml of petrole- 
um ether; 4.4 @ of 2-N- hydroxy propy limino-3-(t-hy droxy propy1-5-methyl- 

; ; 20 20 

1,3soxazolidine, CigHop¥0, (II), My) 164750) doy 1.1340, using 100 ml of 
CHC1,; 1.6 g of 2-imino-3~ ~hydroxypropyl-5-methyl-1,3-oxazolidine, 


2 2 ‘ 
CoH, 4No0, (III), no 1.4889, a 1.0200, using 65 ml of dioxane; and 


2-amino~2-cyanamido-}-}-hy droxy propy1-5-methy1-1,3-oxazolidine, CoH 6,0. 
(IV), using CH, OH. The portion of A insoluble in cHC., is extracted with 


dioxane, and 1.7 g of III and 2.2 & of IV are separated in the column. 
0.048 mole of SOC1,, is added to 0.03 mole of III, (temperature ¢ 15°C) left 


standing for 12 - 15 hrs, and kept at 70°C for 2 hrs and at 100°C for 1 hr. 
Card 2/4 
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8/081/62/000/021/026/069 
Synthesis of nitrogenous compounda... B117/B101 


Then ice water ig added, filtering takes place, and 2-imino-3-' -chloro- 


propyl-5~-methyl-1,3-oxazolidine hydrochloride CoH, sN,O°HCl, is extracted 
with butanol. 0.025 mole of I - IV ig methylated with 0.1 g of CH,I and 


0.025 mole of HgO or PbO for 5 - 6 hrs at 100°C and dissolved in water. 
The product is extracted with n-C Hy 0H [compound, gross formula, boiling 


point in °C/mm Hg, ny (temperature in °C), and d are Given}: 2-i-methoxy~ “ 


propylimino-3-(2',4'-dimethyl-3 '~oxa-6!~methoxypentyl)-5-methy1l-1 »3-O0Xa- 
zolidine, CisHsQN,04, 126 = 129/1, 1.472 (27), 1.0472; 2~f\-methoxypropyl- 


imino~}-|',-methoxy propy1-5-methyl-1,5-oxazolidine, CiaHy 4Ny03. 78 ~ 94/5, 


1.495 (24), 1.0383; 2-methylimino-3-)- methoxypropyl-5-methyl-1,3-oxa- 
zolidine, CoH, gNyOy1 -s 165412 (18), 1.15205 2-amino-2-cyanamido-3-methoxy- 


propyl-1,3-oxazolidine, CoH gl 4% (Hel, is extracted from an aqueous solu- 


‘tion oy ether, and the water ig distilled off), -, -, -. 0.025 mole of Pa 
the substance is saponified with 40 ml of a 10% KOH solution in CH, OH and 


heated for 2 hrs. Then CH,OH is distilled off from the filtrate, and the 
Card 3/4 
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S/081/62/000/021/026/069 
Synthesis of nitrogenous compounds... B117/B101 


Foljowtag amined age obtatned: from LL) one obtains }, tedihydroxydipropyl- 
angina, Cg, 0, (V); bep., 125 - 128°C/an Hg; II gives V and’. ~hy¢éroxy- 


propyiamine, C5 HNO (VI); bep., 72 = 749C/3 oo He; I yields YI ana 1,8-éi- 
nydroxy-2,4-dimethy1-}-oxa-6-azanonane, CHyoNOs+ b.p., 190 ~ 19500/3 mm Fg; 


by saponifying II with 2.5% alcoholic KOH one obtains \-methoxy-i'-hydroxy- 
aipropylamine, eae and |. -methoxypropylamine, CAH, NOs b.p., 100 

- 105°C/3 am He, ne 1.4691. Complexes with one H,Fe(Ci), molecule are 

forned by 0.05 mole of I, II, and IV in 40 mi of 10% HCl with 0.075 mole of 

K Pe(Cn), in 90 ml of water. The complexes decompose at 230, 220, and a2 
205°C, respectively. 0.03 mole of II kept with 0.09 mole of Pel, at 80°C 

for 1 ar forms the hydrochloride of the corresponding alkyl phosphorous 
dichloride, Vol g lg h yO, PyHCd yield, 90» 95%; a viscoua magn, iAd- 


atracter's note: Complete translation,| 
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Mechanism of the reaction of cyanamide with monobasic acids of 
the aliphatic series, Zhur.ob.khim, 31 no.12:3916~-3921 
D ‘61, (MIRA 15:2) 


1. Dnepropetrovskiy khimiko-—tekhmologicheskiy institut. 
Cyanamide) 
Acids, Fatty) 


APPROVED FOR RELEASE: Monday, July 31, 2000 CIA-RDP86-00513R000826420( 


"APPROVED FOR RELEASE: Monday, July 31, 2000 CIA-RDP86-00513R000826420 


Se ee ; : One ores 


ey aereas eit pS ays yon Laer) 
pen errpe ye SP athe Se 


ie 


KRETOV, A.Ye,; ABRAZHANOVA, Ye.A.; ZLOTCHENKO, S.I. 


(nia 


Production of hemichloronitroso hydrocarbons. Zhur.ob.khim, 31 
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AUTHORS: Okhrinovich, A.Ye., Kretov, A.Ye. 


TITLE: Obtaining polyesters from 9.9-dipropioniec ceid 
flucrene 

PERIODICAL: Zhurnal prikladnoy khimii, v. 34, no. 6, 196i, ] 
1381 - 1386 


TEXT: The object was to obtain polyesters fron 9.9-dipropionic acia 
for use in the preparation of plastics and high quality lacquers. 
9-9-diprepionic acid fluorene was condensed with ethyleneglycol 

and with glycerine in the presence of vurious catalysts. In each 

case high molecular chain form esters were formed. Preliminary re- ‘ 
search with pentaerythrite indicated that setisfectory polyester 

resins ere obtained only after the prelitiinary esterification of 

two hydroxyl groups of pentaerythrite by unsuturated high fatty } 
acids. To obtain polyethylene esters fron 9.9-dipropionic acid 

fluorene: (a) In the presence of zinc chloride, zine acetate and 
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lead monoxide: Into a round bottomed 3-necked 100 nl. flask provi- 
ded with a condenser, thermometer and funne for introducing nitro- 
gen, wes placed 10 g (0.032 nole) of 9.3-dipropionic seid fluorene, 
4.2 € (0.067 mole) of ehtyleneglycol and G.i g (1) anhydrous zine 
chloride; (2) zinc avetate or ?35 lead monoxide. The flask was hea- 
ted on a sand bath for three hours at 140-1609 and then for three 
hours at 200-2209. The nitrogen entering the reaction vessel had 
been previously cleansed of oxygen and dried. At 140-1600 the con- 
tents were carefully stirred twice until a homogeneous mixture was 
Obtained. After six hours the resin was poured into a porcelain 
dish and fractionated using acetone ag solvent; (>) In a large ex- 
cess of ethyleneglycol: The method was as above using 42 ¢ (0.67 
mole) of ethyleneglycol and 0.1 & of anhydrous zinc chloride (4). 
On warming to 140°, the mixture becomes transparent and distilla- = 
tion begins continuing for three hours, during which time the ten- 
perature reaches 210°. To remove all excess of ethyleneglycol a 
vacuum pump is used for 15 to 20 minutes. To obtain polyglycerine 
esters from 9.9-dipropionic acid fluorene in the presence of zinc 
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chloride, gine acetate and lead monoxide: The method as for poly- 
ethylene esters using 6 g (0.065 mole) of glycerine and 0.1 & an- 
hydrous zine chloride or zine acetate or lead monoxide. Heat for 
three hours at 140-2000 and then for three hours at 210-220°, (b) 
In » large excess of Glycerine, use 60 ¢g (0.65 mole) of glycerine 
and U.el g anhydrous zine chloride. Heat for three hours at 200° 
and then under vacuum for one hour gsradually raising the tempera- 
ture to 255°, Conclusions: (1) Hitherto undescribed polyesters 
were obtained by condensing 9.9-dipropionic acid fiuorene with 
ethyleneglycol and glycerine in the presence of catalysts and with- 
out then; (2) Esters obtained using ethyleneglycoi were superior 
in physical and chemical properties to those obvtained with glycer- 
ine; (%3) Of she ten esters synthesized the best was obtained with 


ethylenegiycci in the presence of anhydrous zine chloride; (4) \ 
These esters can be used for the preparation of high quality lac- 
quers. There ire i table and 9 references: 3 Soviet-bloc and 6 non- 
Soviet-bloc. "he reterences to the English-language publications 

read as follows: W. Smith, J. Soc. Ch. Ind., 20, 1075, 1901; W.H. 
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ASSOCIATION: Dnepropetrovskiy khimiko-tekhnologicheskiy institut 
(Dnepro-Petrovsk Chemical Technological Institute) 


SUBMITTED: November 9, 1960 
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ACCESSION. NR: AR3000210.—i ab 3/0081/63/000/006/0662/0662 
SOURCE: Rzh, Khimlya, Aba, 69153 
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AUTHOR: Kozopelyanskiy, N, S,3 Kretov, A. Ye; Shapovalov, L, D.: 


CITED SOURCE: Lakokrasochn, materialy 1 ikh primenentye, no, 3, 1962, 
36-39 ie 


TOPIC TAGS: synthesis, flucrene-9, alkyd resins - 


TRANSLATION: . An alkyd resin (AR), modified with vegetable oil fatty 
acids, was synthesized from fluorene-9, 9-dipropionic acid (I) and pen- 
taerythritol, The reaction was conducted at 200, 220 and 240°, It was a eos 
found that I has a high specific reactivity which is of particular ine oO. 
terest in the synthesis of AR, - At these temperatures, especially at 2ko0°, 
I undergoes partial decarboxylation which has an adverse effect on the 

effect, syntheses were carried out with eddie ff 
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ACCESSION NR: AR3000210 


|. tdon of water in amounts of 68-10%. Addition of water was foundtobe §~——S 
‘ highly effective and did not affect the duration of the synthesis, An De 4 
; quel result is-echieved by addition of xylene in amounts of 10-20%, 
| The authors consider that in the synthesis of this AR the fatty-acid : 
; method is preferable, since it results in a high rate of reaction, good — 
: ‘ analytical indices of the resin, and makes it possible to carry outa 
-; continuous process polyesterification, The AR produced from I are readin 
! ly soluble in white apisit, solvent naphtha, aromatic hydrocarbons and 
| acetates, Varnishes consisting of 55-60% solutions of the resin in sole . 
| vent naphtha, with addition of 4.5% siccative, dried at 20° tack-free >. 
_ within 6-8 hours and completely within 24 hours, while at 100° complete i 


drying occurred after 2 hours. Teast results are given for varnish end Bay ae 
| enamel coatings containing 38-l0% zinc white. V. Latov : 2 : 


DATE ACQ: 16May63 ENGL: CO.” SUB CODE: 00 
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Preparation of esters of A-2-fluorenoy1- and 2,7=-dichloro-f-3 
fluorenoylacrylic acids, Zhur.VHKO 7 no.22239-240 '62, 
(MIRA 15:4) 
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LAVRISHCHEV, V.A.; KRETOV, A.Yo, 
Reaction of asymmetric derivatives of urea during melting 
with 4-chloro-3-ni trophonylalkyl(aryl)sulfones and sulfamides, 
Zhur.ob.khim, 32 no.2: 502-506 F '62, (MIRA 15:2) 


1. Dnepropetrovskiy kKhimiko~tekhnologicheskiy institut imeni 
F.E, Dzerzhingkogo i Rubezhanskiy filial nauchno-issledovatel?— 
skogo instituta organicheskikh poluproduktov i krasiteley, 
Urea) 
(Sulfone) (Sulfamide) 
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Chemistry of fluorene, Part 3: Aoylation of 2,7~dichlorofl 
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MATVEYEV, I1.S.; KRETOV, A.Ye. 
RE 
Synthesis of derivatives of 2-imino-5—methyl~{, 3-oxazolidine, 
Part ll. Zhur.ob.khim. 32 no.10: 3320-3323 s3e (MIRA 15:11) 


1. Dnepropetrovskiy khimiko-tekhnologicheskiy institut imeni 
F.E. Dzerahinskogo. 
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TITLE: Anthracene - 9,10- diacetic acid (ADA) : 


PERIODICAL: Zhurnal prikladnoy khimii, v, 35, ne, ?, 1962, 464-466 


TEXT: Synthesis of ADA is described in view of the potential use as 
of the compound in producing polyesters, The follewing scheme was 
adopted: A, Dimethyl formamide was found to be the best goivent 

for preparing the 9, 10-anthranilene dinitrile, reducing the reas-} 
tion time and consumption of KCN and Giving a high yield of the 
product. The dinitrile was not purified before hydrolysis to the 

final product to avoid losses. ADA wag purified by dissolving it 

in 10% soda solution, washing with CHCl,, acidification, twofold —_ 


recrystallization from aqueous dioxan and drying in vacuo. The 
melting point was 308 — 315°C, with decomposition, Wuality of the 
9.10-big (chloromethyl) anthracene wag observed to have a censide-. 
rable influence on the yield and puri ty of ADA. It was ulse found 
that a certain amount of water enhanced the rate and yield of the 
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nitrile forming reuction. Synthesis of 9, 10-anthracene dicarboxylis 
acid, attempted by the above method, proved unsuccessful, Full ex.. 
perimental details are given. There ure 4 references: 2 Soviet-tlo- 

and 2 non-Soviet-bloc, The references to the English-language publ i-. 
cations read as follows: ¢. Rio, C.R., 236, 496, (1953); M. Miller, 

R. Amidon and P, Tawney, J. An. Chem, Soc,, 77, 2845. (1955), se 


ASSOCIATION: Kafedra organicheskoy khimii Dnepropetrovskoge khimi- ~ 
ko-tekhnologicheskogo instituta imenr FP. 8. Dzer- 
zhinskogo (Department of Organic Chemistry of the 
Dnepropetrovsk Institute of Chemical Technolezy imeni 
F. E, Dzerzhinskiy) 


SUBMITTED: December 12, 1960 
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Production of terephthalic acid from commercial diethylbenzene. 
Zhur.prikl.khim. 35 no.4:863-866 Ap '62. (MIRA 15:4) 
(Terephthalic acid) (Benzene) 
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AUTHORS 3 Fretov, A. Ye. and Gnmeleva, Zh. V. 
teeters ee, 
DEGLs: On proparing melamine and its derivatives fron aie 


eyendilaumide in orgunic solvents 
PeRIODICAL: Zhurnal prikladnoy khimii, v. %5, no. &, 1962, 834-387 


Tsk2: The authors investigated the conversion of dieyandianide 
into melamine organic solvents, since literature does not five in- 
formation on the product quality and the presence oi secondary re- 
actions, It was found impossible to attain the theoretical yield 

as the main reaction was accompanied by the formation of secondn- 
ry prodicts, with the evolution of various amounts of ammonia. tie 
der the optimum conditions, using diethylaniline, dimethyianiline 
and quinoline as solvents, the yield of melamine did not exceed 

56 - 7193. At the same time the amount of unreacted dicyanliouide 
Yas Small and varied between 1- 5%. The main admixtures in the pro- 
duct were alkali insoluble melam and melem which formed in approxi.~ 
nately equal amounts. In some products smal] anounts of cyanoncela- 4 
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thOn and the residuc nave if Sees mixture which was diffieult ko 
ise in practice. The best yield of melamine C715) wees ee Lin i 
heating dicyandiamide wi th benzylumine. ‘The residue oe ner ne 
iy of monobensy LaclLanine which was stated to improve | 
O2 feSins based on melamine. Tiere ave ae iin es and és 
“the Baglin and 16 non-Soviet-bloc, The 4 foe 
v4 sue English-language publications read as rollows: 
BeBe, (1955); US Pat. 2,757,513, (1956); Brit. pet 
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EERTAs RAE 


= steed as Egy sta 


eSCEN REE a 


ROVINSKIY, H.S.; KRETOV, A Ye,; ZLOTCHENKO, S.I. 


Determination of technical thiourea by the method of amperometric 
titration. Zav.lab. 29 no.2:154-156 163, (MERA 16:5) 


1. DPnepropetrovskiy khimiko~tekhnologicheskiy institut. 
Urea) (Conductometric analysis) 
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KRETOV, A, Ye,; BESPALYY, A. S. 


Derivatives of benzothiazolidine. Zhur. ob. khim, 33 no.1! 
213-217 '63, (MIRA 16:1) 


1, Dnepropetrovskiy khimiko-tekhnologicheskiy institut. 


(Thiazolidine) 
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KRETOV, A, Yo LITVINOV, V. V, 


Chemistry of fluorene, Part 5:2,7-dichloro- /4-1-fluorenoyl- 
acrylic acid. Zhur, ob. khim. 33 no.1:267-269 '63, 
(MIRA 16:1) 


1. Dnepropetrovskiy khimiko~tekhnologicheskiy institut imeni 
F, E. Daerzhinskogo. 


(Fluoreneacrylic acid) 
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